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Die UmstHndlichkeit und Kostspidigkeil der' 
bisherigen Durstellungsmethoden de$ Pbloro- 
glucinfi hahen desscn technische Verwendung 
bis jetzt ver hinder!. In sehr einfacher Weise 
und fast quantitativ bildet sich die&e Ver- 
bindung, wenn man Salze des leicht zugSng- 
lichen l • 3 • 5-Tnamidobcnzols oder der 1-2-46- 
Triamidobenzoersfiure*) mit Wssser einige Zeit 
auf 100 0 C. erhitzt. Ein gleichcs Resultat wird 
in verhfilfnifsmflf&ig tfingerer Zeit erzielt, wenn 
man die Einwirkungstemperatur erniedrigt. Der 
Austausch der Jv*// a -Gruppe durch OH durch 
Hydrolyse isl schon mehrt'ach beobachtet und 
auch teebnisch benutzt worden (s. Monatshefte 
der Chemie 14, S. 401 u. f.; 16, 5. 248 bis. 
249, . Paten t sen rift en Nr. 71494, 74644' und 
74879, sowic ferner Ber. d. d. chem. Ges. 
Bd. XXX > S. 2568). Obige Reectionen ver- 
Jaufen mit Ausoaboie der Bildung von Phloro- 
glucin a us Phloramin bei Teraperaturen von 
160 bis 200 0 C, deren Anwendung auf das- 
vorliegende Verfahren vollig unzulfl&sig we're, 
weil dabei das PhloToglucin in Condensations- 
prod uctc (Phloroglucit etc.) ubergehen wtlrde, 

*) Erhalten dvrch Reduction der von Ticraann 
& JudsoD, Ber- III) 5. «4 beschriebenen Trirdiro- 
benzoesaure. Sic bildet "ein in Salzsflure schwer 
loslicbes Zinndoppelsal*. Das hieraus durch Em- 
fern en des Zinns mitt els Schwcfclwassersioff er- 
haldiche ChJorhydrat krystaJHsirt aus Wasser in 
durchsichtigen Prismen. Seine wasserige Losung 
wird durch Bichromat blauviolett gefarbt Bei der 
Einwirkung salpetrigor Saura crhfllt man eine in- 
tensjv gelbe Ltisung, dercn Faroe durch Soda in 
violctt umschlagL 



Naeh den bisherigen, in der Literatur ver- 
zeichneten Angaben konnte daher erwartel 
werden, dafs sich aus dem 1-3 - 5 -Triamido- 
benzol event* sJJmmtliche NH^-Reste abspalten 
.lassen, dafs aber tnfolge der Resctionsbedin- 
gungen das Pb)orogludn total verSndert oder 
nur in minimalen Men gen entstehen wllrde. 

Beispiel: 

10 kg salzsaures 1 - 3 ■ 5-Triaroidobenzol oder 
eine entsprechende Menge der SalzsHurever- 
bindung der 1-2.4-6 -Triamidobenzo*sJlure 
werden in i 50 I'Wasser gelOst und 8 Stunden 
bei Luftabschlufs (zweckmfifsig bei Gegenwart 
eines indirTerenten Gases) unter Ruckflufs ge- 
kocht Die Flussigkeit concentrirt nian sodann 
auf 30 1 und Ififst abkohlen. Das gebildete 
Phloroglucin schetdet sich zum grofsten Theil 
ab und kann durch Umkrystallisiren gereinigt 
werden. 

In dem obigen Beispiel konnen an Stelle 
des salzsauren andere inineratsaure Salze des 
1-3.5 -Triarnidobenzols bezw. der 1.3.4-6- 
TriacnidobenzoCsaure verwendet werden. Die 
angegebene Menge des Wassers kann innerhalb 
ziemlich wetter Greozen variin und das Er- 
hitzen sowohl in Offenen als in gcschlossenen 
Gefefsen vorgenommen werden. 

PlTENT-ANSPRUCy: 

Verfahren zur Darstellung von Phloroglucin 
durch Erhitzen der mineralsauren Salze des 
1.3-5- TriamidobenzjiiJs bezw. 1 • 2 • 4 • 6 - Tri-. 
an?idobenzo£&£ure rait Wa&ser auf ca. ioo° C. 
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1/1 DWPI - Der^^^orfd Patents Index 
Tltre 

Substd. 1.2,3- and 1 ,2,4-tri:hydfoxy-benzone cpds. prodn. - by reaction of substd. resorcinol cpds. with 
hydrogen peroxide in the presence of 0.1-36 wt per cent water 
Donate de publication 
N° de publication 

DE3G07923 A 19870917 DW1 987-38 3p * AR 1986DE-3607923 19860311 

Iftfl^fWlf SE 19871021 DW1987 - 42 G * r 4 P AP: 1987EP-0101957 19870212 DSR: AT CH DE FR GB 

JP62221643 A 19870929 DW 1987-44 AP: 1987JP-0054286 19870311 
M US4762953 A 19880809 DW1 988-34 2p AP: 1 987 US-00 19093 19870226 

Efr24_1664 B 19890802 DW1989-31 Eng DSR: AT CH DE FR GB GR IT LI NL SE 
DE3760387 G 19890907 DW1 989-37 

BE1001740 A 19900220 DW1990-10 AP: 1987BE-0000237 19870311 
Numiro dc Priorite 1 986OE-3607923 1986031 1 
Nbre de Pay* Couvertf 13 
Nbre de Publications 7 

Brevets Cites DE 1228258; DE2064497; DE2410758 

CIB C07C-037/60 C07C-039/J0 C07C-043/I 7 C07C-05J/36 C07C-06S/05 C07C-069/88 C07C-0. 

Resume* 
Basic 

DE3607923 A In a process for the prodn. of substd. 1.2,3- and 1 ,2,4-trihydroxy-benzenes, a substd. 
resorcinol of formula (I) is contacted with aq. hydrogen peroxide at 60-150 deg.C. the initial water content of 
the reaction mixt. being 0.1-36 wt%. In (I) R1.R2 = H, satd. aliphatic 1-6C hydrocaruyf, COOH. COOR3, 
CH20R3. S03H. NQ2, NH2, F, a. Br or I, R1 and R2 not both being H; R3 = satd. aliphatic 1-6C 
hydrocarbyl. 

US E/ ADVANTAGE - The prods, are useful as Intermediates for pharmaceuticals, cosmetics and agricultural 
and photographic chemicals. Direct, single-step process. Reaction times are relatively short, and yields are 
good. (0/0) 
Equiv. Europ. 

EP-241664 B A process for the production of substituted 1,2,3- and 1 ,2,4-trihydroxybenzenes by 
hydroxylation of substituted resorcinols with hydrogen peroxide, characterised in that substuted resorcinols 
corresponding to the following formula (I) in which R1 and R2 represent hydrogen, aliphatic saturated, 
linear or branched C1-C6-hydrocarbon radicals, the group -COOH. -COOR3, -CH20R3. -S03H, -N02, NH2 
or F, CI. Br. I. R3 is an aliphatic, saturated, linear or branched C1-C6 hydrcarob radical and R1 and R2 may 
bo the same or different, but are not both hydrogen, are contacted with hydrogen peroxide in a molar ratio 
of 2 to 20:1 at temperatures in the range from GO to 150 deg. C in the absence of catalysts and in the 
absence of high-energy radiation, aqueous hydrogen peroxide with a concentration of 20 to 85% by weight 
and the quantity of water in the mixture before the beginning of the reaction being from 0.1 to 36% by 
weight, based on the mixture. (4pp) y 
Equlv. US 

US4762953 A Prepn. of 1,2,3- and 1 ,2,4-trihydroxybenzenes (I) comprises contacting a substd resorcinol 
of formula (II) (where R1 and R2 are each H (but both are not H), aliphatic satd. opL branched 1-6C 
hydrocarbon, COOH. COOR3 (where R3 is aliphatic opt branched 1-6C hydrocarbon); CH20R3 S03H 
^°A^ 2 ' F > C| . Br °* ■> w 'th aq- H202 at 60-150 (90-120) deg. C, the amt of water present being 0.1-36 
(0.5-6.0) wt.% at the start of the reaction. 

Pref.. ratio of cpd. (II):H202 is 5-10:1, and the reaction is stined. Esp. pre! cpds. (II) are 
2-methylresorcinol, dihydroxybenzoic acid and dimethylresorcinol used as a molten melt 
USE/ADVANTAGE - Good yields of cpds. (I) are obtd. in a single stage. (I) are intermediates in 
phaniiaceutJr^.xc>3JDetin..a^ industries. (2pp)m 
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1/1 DWPt - Den 

Titre Prepn. of 1.2.3-(1.2 r 4)-tri:hydroxybenzene(s) - by direct hydroxylotion of resorcinol with aq. h. 

Donnees de publication 
N° de publication 

DE3607924 C 19870820 DW1987-33 4p * AP: 1986DE-3607924 19860311 

G^n^^SE 19870916 DW1987 " 37 Ger 5 P AP: 1987EP-0102100 19870214 DSR: AT CH DE FR GB 

JP62221642 A 19070929 DW1 987-44 AP: 1 987 JP-0054285 1 987031 1 
US4751333 A 19880814 DW 1988-2 6 4p AP: 1987USO01 9092 19870226 
EP : 236785 B 1 9890405 DW1989-14 Eng DSR: AT CH DE PR GB GR IT LI nJL SE 
DE3760087 G 19890511 DW1 989-20 

BE1001721 A 19900220 DW1990-10AP: 1 987BE-O0O0235 1 987031 1 
Numero de Prlorlte /986DE-3607924 1 98603 II 
Nbrt de Pays Converts 13 
Nbre de Publications 7 

Brevets Clles DE21 38735; EP-I 22374; US3959388; US4387252 No-citns,; UnlRef 

CIB C07C-037/60 CQ7C-Q39/10 

Resume 

Basic 

DE3607924 C Prepn. of 1,2,3- and 1 ,2,4-trihydroxybenzenes comprises direct hydroxylation of resorcinol 

with aq. hydrogen peroxide (contg. 0.1-30 wt.% aq. initially) at temps. 60-150 C, pref. 110-120 C. 

USE - The prods, are strong reducing agents, e.g. for photographic and lithographic operations, and are 

components of certain cosmetic and insecticidaJ formulations, polymer compsns. (as stabilisers and 

antioxidants) and polymerisation inhibitors. (0/0) 

Equiv. Enrop. 

EP-236785 B Process for the preparation of 1.2,3- and 1,2,4-trihydroxybenzenes by hydroxylatioft of 
resorcinoJ with hydrogen peroxide, characterised in that resorcinol Is brought into contact with aqueous 
hydrogen peroxide at temperatures of at least 60 deg.C in the absence of a catalyst the initial amount of 
water of terminatesmixture consisting of resorcinol and hydrogen peroxide before the start of the reaction 
being between 0.1 and 36 percent by weight, relative to the mixture. (5pp) 
Equiv. US 

US4751333 A Prepn. of 1,2,3- and 1 ,2,4-trihydroxybenzenes (I) and (II) comprises contacting resorcinol 
(III), with aq. H202 at 60 deg. C (pref. 80 deg. C) or higher. 

The initial ami of water in the reaction mixt is 0.1-36 (0.5-15) wt%. (Ill) is pref. in mert form. 

USE/ADVANTAGE - No catalyst is necessary. (!) is used In photography, lithography, in galvanising 

techniques, and for cosmetics and insecticides. (II) is a stabiliser, antioxidant and polymerisation inhibitor 

and Is also used in cosmetics. (4pp) 
Deposant & Inventeurfs) 

Deposant (DECS) DECU5SA AG 
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Codes d'accta 
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